Key indicators: single-crystal X-ray study; T = 200 K; mean (C-C) = 0.004 Å; R factor = 0.044; wR factor = 0.117; data-to-parameter ratio = 19.5.
The title compound, C 14 H 15 ClN 2 O, contains an eightmembered 5,5-fused bicycle with two substituents. The dihedral angle between the nearly planar eight-membered ring [maximum deviation = 0.033 (2) Å ] and the benzene ring is 25.0 (1) . In the crystal structure, molecules are stacked in columns along the b axis and C-HÁ Á Á interactions are observed between the columns.
Related literature
For the synthesis of the title compound, see: Kim & Lee (1994) . For the biological activity of isoxazoles, see: Boyd (1991) ; Kim et al. (1994 Kim et al. ( , 1997 Kim et al. ( , 1999 ; Lang & Lin (1984) ; Sutharchanadevi & Murugan (1996) Table 1 Hydrogen-bond geometry (Å , ).
Cg1 is the centroid of the C1-C6 ring. Data collection: SMART (Bruker, 2000); cell refinement: SAINT (Bruker, 2000); data reduction: SAINT; program(s) used to solve structure: SHELXS97 (Sheldrick, 2008); program(s) used to refine structure: SHELXL97 (Sheldrick, 2008); molecular graphics: ORTEP-3 (Farrugia, 1997) and PLATON (Spek, 2009); software used to prepare material for publication: SHELXL97.
Comment
Isoxazole derivatives bearing various substituents are known to have diverse biological activities in pharmaceutical and agricultural areas (Lang & Lin, 1984; Boyd, 1991) . Dihydropyrrolo [3,4-c] isoxazole, a fused bicyclic isoxazole, is interesting to develop a new lead compound as a plant fungicide because bicyclic isoxazoles such as dihydrofuro [3,4-c] isoxazole and dihydropyrano [3,4-c] isoxazole derivatives particularly have fungicidal activities against some plant pathogens (Kim et al., 1994 (Kim et al., , 1997 (Kim et al., , 1999 . The title compound was prepared by the known method (Kim & Lee, 1994) with a minor modification.
The title compound, C 14 H 15 ClN 2 O, is an 8-membered 5,5-fused bicycle with two substituents (Fig. 1 ). The dihedral angle between the nearly planar 8-membered ring [maximum deviation of 0.033 (2) Å for C7] and the benzene ring [maximum deviation of 0.023 (2) Å for C1] is 25.0 (1)°. In the crystal structure, the molecules are stacked in columns along the b axis ( Fig. 2) , and display C-H···Cg1 (the centroid of ring C1-C6) interactions (Table 1) .
Experimental
A mixture of 3-methyl-1-nitrobutan-2-yl acetate (1.23 g, 7 mmol), 4-chloro-N-(prop-2-ynyl)aniline (3.48 g, 21 mmol) and K 2 CO 3 (1.16 g, 8.4 mmol) in THF (20 ml) was stirred for 12 h at 25 °C. The mixture was concentrated in vacuo and column chromatographed (SiO 2 ) by eluting with a mixture of n-hexane/EtOAc (5:1) to afford 4-chloro-N-(3-methyl-1-nitrobutan-2-yl)-N-(prop-2-ynyl)aniline (0.49 g, 25%). The title compound was prepared by the intramolecular nitrile oxide-alkyne cycloaddition of 4-chloro-N-(3-methyl-1-nitrobutan-2-yl)-N-(prop-2-ynyl)aniline in the presence of 4-chlorophenylisocyanate and triethylamine (Kim & Lee, 1994) . Crystals suitable for X-ray analysis were obtained by slow evaporation from an n-hexane/CHCl 3 solution.
Refinement H atoms were positioned geometrically and allowed to ride on their respective parent atoms [C-H = 0.95 (CH, sp 2 ), 1.00 (CH, sp 3 ), 0.99 (CH 2 ) or 0.98 Å (CH 3 ), and U iso (H) = 1.2U eq (C) or 1.5U eq (methyl C)]. Refinement. Refinement of F 2 against ALL reflections. The weighted R-factor wR and goodness of fit S are based on F 2 , conventional R-factors R are based on F, with F set to zero for negative F 2 . The threshold expression of F 2 > σ(F 2 ) is used only for calculating Rfactors(gt) etc. and is not relevant to the choice of reflections for refinement. R-factors based on F 2 are statistically about twice as large as those based on F, and R-factors based on ALL data will be even larger.
5-
Fractional atomic coordinates and isotropic or equivalent isotropic displacement parameters (Å 2 ) 
